Key indicators: single-crystal X-ray study; T = 113 K; mean (C-C) = 0.002 Å; R factor = 0.045; wR factor = 0.115; data-to-parameter ratio = 15.1.
Experimental
Crystal data Refinement R[F 2 > 2(F 2 )] = 0.045 wR(F 2 ) = 0.115 S = 1.09 2163 reflections 143 parameters H atoms treated by a mixture of independent and constrained refinement Á max = 0.19 e Å À3 Á min = À0.21 e Å À3 Table 1 Hydrogen-bond geometry (Å , ). Data collection: CrystalClear (Rigaku, 2005); cell refinement: CrystalClear; data reduction: CrystalClear; program(s) used to solve structure: SHELXTL (Sheldrick, 2008); program(s) used to refine structure: SHELXTL; molecular graphics: SHELXTL; software used to prepare material for publication: SHELXTL.
1-(4-Methoxyphenyl)-3-methyl-1H-1,2,4-triazol-5(4H)-one B. Liu, W. Xu, G. Zhao, R. Wang and L. Tang Comment 1-Aryl-1,5-dihydro-1,2,4-triazol-5-ones are a class of important intermediates in the synthesis of some biologically active compounds (Kitazaki et al., 1996; John, 1996) . In our effort to study this class of compounds as anticancer agents, the title compound (I) was prepared as an important intermediate.
In (I) ( Fig. 1) , all bond lengths are normal (Allen et al., 1987) .The triazole ring (C1/C2/N1/N2/N3) make a dihedral angles of 11.55 (2)° with the phenyl ring (C4-C9). The crystal packing is stabilized by intermolecular N-H···O and C-H···O hydrogen bonds. The relatively short distance of 3.545 (3) between the centroids of benzene ring C4-C9 and triazole ring C1/C2/N1/N2/N3 [at -x,1 -y,-z] indicates the presence of weak π-π interactions, which contribute to the stability of the crystal packing.
Pyruvic acid (2.21 g, 25 mmol) was added to a 20 ml of aqueous solution of (4-Methoxyphenyl)hydrazine hydrochloride (4.0 g, 23 mmol). The solution was stirred for 1 h. The precipitate was collected by filtration, washed with water and dried over P 2 O 5 to give 2-[(4-Methoxyphenyl) hydrazono]propionic acid (3.45 g, yield 72.4%) as a yellow powder. 2-[(4-Methoxyphenyl)-hydrazono]propionic acid (3.45 g, 16.5 mmol) was suspended in toluene, and triethylamine (1.67 g, 16.5 mmol) and diphenylphosphoryl azide [(PHO) 2 PON 3 , 4.5 g, 16.5 mmol] were added to the suspension. The resulting mixture was heated at 120 ° C for 3 h. It was then cooled and extracted with 10% aqueous NaOH (30 ml). The aqueous extract was acidified (to pH = 1) with concentrated HCl. The crystals were collected by filtration and recrystallized from CH 3 CN to give the title compound (2.8 g, 82%) as a colorless power. The single-crystal suitable for X-ray diffraction was obtained by slow evaporation of a solution of the title compound in CH 2 Cl 2 and cyclohexane (V:V 1:1).
Refinement
All H atoms were found in difference maps. The N-H atoms were refined freely, giving an N-H bond distance of 0.94 Å.
The remaining H atoms were placed in calculated positions, with C-H = 0.93 or 0.96 Å, and included in the final cycles of refinement using a riding model, with U iso (H) = 1.2 (1.5 for methyl) times U eq (C). (7) 0.0247 (6) 0.0026 (5) 0.0043 (5) −0.0033 (5) C3 0.0466 (10) 0.0244 (7) 0.0273 (7) 0.0038 (7) −0.0018 (6) −0.0007 (5) C4 0.0192 (7) 0.0219 (7) 0.0247 (6) 0.0014 (5) 0.0039 (5) 0.0003 (5) C5 0.0219 (7) 0.0243 (7) 0.0297 (7) −0.0028 (5) −0.0010 (5) −0.0030 (5) C6 0.0222 (7) 0.0310 (7) 0.0260 (7) −0.0009 (6) −0.0036 (5) −0.0009 (6) C7 0.0186 (7) 0.0243 (7) 0.0272 (7) 0.0025 (5) 0.0005 (5) 0.0019 (5) C8 0.0241 (7) 0.0220 (7) 0.0283 (7) −0.0004 (5) −0.0018 (5) −0.0022 (5) C9 0.0235 (7) 0.0249 (7) 0.0242 (6) 
